The title compound was prepared by the reaction of [Me 4 N] 2 WOS 3 with AgCN in MeCN at room temperature and slow crystallisation in the refrigerator. It was characterized by IR and mass spectroscopy. It crystallizes in the orthorhombic space group Pnma (No. 62) with unit cell dimensions a = 19.648(7), b = 27.878(12), c = 11.494(3)Å, Z = 8. The crystal structure was determined from single crystal diffractometer data (Mo-K α radiation) and refined to R = 0.077. The structure is composed of mixed double layers containing the linear trinuclear anion [(WOS 3 ) 2 Ag] 3− and cations separated by a layer formed by cations and solvating acetonitrile molecules.
Introduction
In two earlier papers we described the formation of [Me 4 N] 3 [(T OS 3 ) 2 Ag] (T = Mo, W) [ 
Experimental Section Preparation
To a suspension of [Me 4 N] 2 WOS 3 (0.200 g, 0.4501 mmol) in 40 ml of MeCN, an equimolar amount of solid AgCN (0.0301 g, 0.4496 mmol) was added. The colour of the solution changed from yellow to orange yellow and the previously turbid solution became almost clear. Stirring was continued for 1 h, and the solution was filtered. The filtrate was kept in the refrigerator for slow crystallization. Yellow needle-shaped crystals of the title compound deposited within one week. The isolated crystals were air sensitive and kept under vaseline in order to avoid decomposition. A qualitative test was positive for silver. The crystals were characterized by infrared and mass spectroscopy and by single crystal X-ray analysis and were formulated as [Me 4 
Infrared spectrum IR spectra were recorded from powder in KBr using a Bio-Rad FTS-45 FTIR spectrophotometer. The following most important spectral lines are:ν = 3015 (C-H, s), 1482 (H 3 C-N, vs), 948 (bending H 3 C-N, vs), 902 (termi- 
Mass spectrum
Mass spectra were obtained from MeCN solution using a quadruple system HP5989B equipped with an atmosphere pressure ionization interface HP55987A and a RF-only hexapole (Analytica Brandford). Data were collected for the cations and anions of the complex compound using two different programs. 
Crystal structure determination
The crystals obtained directly from the preparation were suitable for single crystal X-ray work. For the structure de- The structure was solved by using direct methods (SIR92) [3] and expanded using Fourier techniques. The non-hydrogen atoms were refined anisotropically. Hydrogen atoms were refined isotropically. The final cycle of full matrix least-squares refinement on F was based on 3166 observed reflections and 334 variable parameters and converged with unweighted and weighted agreement factors of R1 = 0.077 and wR2 = 0.141. All calculations were performed using programs of the MolEN software package [4] . An empirical method [5] was applied to account for absorption effects. Crystallographic data and details of the structure refinement are presented in Table 1 . The atomic parameters and equivalent isotropic displacement parameters are shown in Table 2 , selected atomic distances and bond angles in Table 3 . Further details on the structure determination and anisotropic displacement parameters have been deposited with the Cambridge crystallographic data Centre under the deposition no. CCDC 609672 (E-mail: deposit@ccdc.cam.ac.uk).
Results and Discussions

Preparation
It can be assumed that the [(WOS 3 ) 2 Ag] 3− anion results from substitution of the cyanide ligand in primar- 
Infrared spectrum
The infrared spectrum of the complex does not display any band in the region between 2200 -2000 cm −1 , suggesting that cyanide groups might not be present in the complex. The absorption bands corresponding to the terminalν(W-O) stretching vibrations at 902 (vs) and 873 (ms) cm −1 indicate that the complex has a terminal W-O group [1, 2, 6] . The strong bands found at 477 and 433 cm −1 were assigned to terminalν(W-S) and bridgingν(W-S) stretching modes [6] . Additional bands at 3015, 1482 and 948 cm −1 are assigned toν(C-H),ν(H 3 C-N) and bending (H 3 C-N) modes, respectively, of the tetramethylammonium cation.
Mass spectrum
The anionic mass spectrum showed a molecular ion peak at m/z 700 for [(WOS 3 
Crystal structure
The crystal structure (Fig. 1) (Fig. 2) . Two layers are relatively close together thus forming a double layer. These double layers are separated by a mixed layer of solvating acetonitrile molecules and tetramethylammonium ions in a ratio 1 : 1 (Fig. 3) . Thus the structure can be described as a stacking of formally charged layers The complex anion is formed by 3 edge-linked tetrahedra with Ag in the centre (Fig. 4) . The two oxygen atoms are terminal and by geometry in a staggered position to each other. Contrary to the coordination of the tungsten atoms the tetrahedral coordination of the silver atom is distorted. The most significant interatomic distances and angles in the anion are shown in Table 3 . It is interesting that the crystal structure of the title MeCN solvate is very different from that of 
